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w.re 
Application Novembev 3, 947, SerialNo. 783,830- 
10Claires. (Cl. 260--455) 
1. 
This invention relates to nev .chemical comr 
pounds, namely», tertiary, a!!yl: trithiocarbonates 
wherein the,tertiaiT alkyl goup contains n0t! to. 
exceed,, ten. carbon atoms, and. to a method for 
their, lreparation. More,.speciflc,ally if relates 
the preparation of. tertiary alkyl trithiocarb0n- 
ates in, which the tertiary.a!kyl group contains 
hot to. exceed ton, carbon atoms, from selected 
tertiary, mercaptans, carbon disulfide,, and an- 
alkati metal:hydroxide, and to s contiruous proc-, 
essfor their production,wherein the reaction is 
effected, in an organic, solvent.. 
Tertiary alkyl trithiocabonates, bave numeç- 
ous potential uses, particularly, as ore. fiotati, on, 
agents- and intermediates for the próduction oï: 15 
insecticides0, therapeuticsls, and other_ valuab.le  
organic compounds. Ho,we_ver, in the_ p,as he, se 
compoundshave no been,pr_epared. 
By anlogy of the_reac£ion of mercaptans:wih 
carbon disulflde and alkali ' moral hydroxide, to .0 
produce trithiocarbonates, with. the reuctiin,, off 
alcohols with these materials fo poduce 
thates, with which it. bas been reported- (C. A., 
33, 8573, (1939)) that the rate of. reaction de- 
creasesin the ortier primarF alcohols>secondary 
alcohols>tertiary alcohols,, it- was: anticipted 
that diffiCulties would, be encountered in. thi: re- 
action of the tertiry mercaptuns Howe¢er, we 
hae round that it: is çeadily possible t'o pr.epare 
the trithiocarbonates from the low molecular, 
weight (C to C0) tertiary alkyl mercapans, 
The principal object of th Presenb inventign 
is to make, available, to he: at, as, nev chemical 
compounds teçtiary alkyl trithi0crbonate, s 
wherei the tertiury alkyt gr_oup c0ntains: no 
mor than: ton carbon, atoms. Another objec- ]s 
fo provide a methodof synthesizing: such tertiary 
alkyl, trithiocarbonates. Another 0bect-is fo 
effect- the synthesis in such a mauner, thaç the 
product is more.readily rec0veed from the reac- 
tion mixture ,. without the necessity- of recover- 
ing it from solution in water. Many  other ob- 
jects will more futly appear hereinafter. 
We bave now prepared tertia¢ alkyl trithio- 
carbonates havi.ng the formula, 45 
s 
R--S----S--M. 
wherein 1 represents a ¢ertiary alkyl group hav- 
ing not more than ton carbon atoms and M is an 
alkali moral atom. The novel compounds of out 
invention are prepared by he, interaction, oï 
tertiary mercaptans, corresponding in number-of 
carbon atoms to the alkyl group o the, desired 
trithiocarbonte, carbon disulfide, and an akali 
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metal hydroxide, the, reaction be!ng c, ond.ucted=i, 
a medium comprising, a low  boiling orgni.c: 
solvent. 
The reaction involved in. the pr_eparation 
out tertiary alkyl trithiocarbonates proceel 
cording fo. the ïollowing equation: 
S 
RSIt.÷ CS ÷ M--OIt  R--S:-:SM.÷ 
wherein 1 is a tertiary alkyl group containing.not 
more than ten carbon atoms and M is an alkati: 
metal atom. The reaction is, exothermic ad 
proceeds with the evolution of. Water. Als0- 
order that the reactants may be brought, into 
suitable contact the alkali metal, hydr0xideis:i!.- 
troduced in aqueous solution, The n0vel t_r.i 
thiocarbonates prepared by, out: process are 
stable at even,slightly elevated temperature sF 
above about- 80 ° C: Furthermore the sid ter- 
tiarF alkyl trithiocarbonates are Very soluble, in. 
water, from which,solution they can be rem0ved 
only with great-difficulty and-considerable 10Ss_o 
product In view of these factors, if is,the- 
fore necessary, that the preparation of: our.ter.- 
tiary trithiocarbonates be effected: under 
tions of- effecive temperature: control- and that 
there  shal! n.t be a. sepaçate aqueous pha, se, 
According fo our invention th¢ reaction 
be ffectedin a, low boiling organic-solvent. Th_e 
heat of reaction boils the solvent, th.e vapoçs:: of: 
which are passed to a suitable .reflux condenser 
and returned fo the action vessel, thus, pr0vfd- 
ing an. adequate, temperatve contrql. The: 
action may,a-lso be carried out in a. solvent hich 
bas a boiling point higher than the reacionte.m  
perature, in which, case the necessary cooling is 
carried out in conventional type, cooling cofls or 
the like. According fo out invention the alkali 
moral hydroxide is added in a highly concen- 
trated aqueous, solution, generally at least, 40 per 
cent. and, preferably about. 50 per cent. BF thus 
maintaining-the water content of, the system at 
an extremely low level, the small: quantity of, 
ter added-together with the waer evoled 
the reaction is largely utilized as wate of 
dration in. the crystalline tertiary alkyl t.r_ithi.o- 
carbonates, which upon analysis appea to, c0n- 
tain. at least two and in some ins,tances, th_ree 
molecules of hFdrate water per mo!ecute. Th,u_ 
the: existence, of a separate aqueous phase in. the 
reaction zone. is, substantially prevented: 
Other advantages of out process will be ap- 
parent from a des¢iption of the accomPanFig 
digça, in which: is shown a fiow she,et.!0r o_ne 
sp.eci,fic-embodime of the method Of ou inc 
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vention. Referring to the drawing, a tertlary 
mercaptan from storage I is conveyed via line 
to mixing chamber 3 where It ls commingled with 
an equimolar quantity of carbon disulflde drawn 
from storage 4 through line 5 and solvent con- 
veyed fr0m storage 5 via line 7 containing valve 
8, or from recycle line 9. The mixture is dis- 
charged through line 10 containing valve II .to 
reactor 12 where it is admlxed with a concen- 
trated aqueous solution of an alkali metal 
droxide conveyed from storage 13 via line 14 con 
taining valve 15. The addition of the alkali 
metal hydroxide is ruade slowly and the mixture 
is stirred constantly with mechanical agitator I 
As the reaction proceeds the heat evolved causes 
the solvent fo boil and the vapors pass through 
line 17 to reflux accumulator 15 from which the 
condensate is returned to the reactor via line 19 
containing pump 20. The tertiary alkyl tri- 
thiocarbonate is produced almost instantane- 
ously In substantially quantitative yield and 
forms a slurry with the solvent. 
When the reactor ls fllled the feed streams are 
diverted fo reactor 21 by closing valves I I and I 
and opening valves 22 and 23. The contents of 
reactor 12 is stirred for a short rime uP to several 
hours, but usually for hot more than about 90 
minutes, unti1 reaction is completed. "valve 
in line 25 is then opened and the slurry of ter- 
tiary alkyl trithiocarbonate in solvent conveyed 
to separator 25 which may be a stationary filtra- 
tion system or a centrifugal separator. The 
crystalline product is discharged through line 
27 by opening valve 32 and the solvent passed 
through line 25 to solvent recovery unit 29. From 
this unit the reclaimed solvent is removed via 
line 9 for recycling fo the process and impurities 
discharged via line 30 containing valve 
The reaction and procedure carried out in re- 
actor 2 with reflux accumulator 33 and pump 
34 is similar to that described above for reactor 
2, reflux accumulator 5, and pump 20. Vhen 
reactor 2 is full» the feed streams are divertet 
back fo reactor 2 by closing valves 22 and 
and opening valves   and 5, The reaction in 
reactor 2 is then effected in a manner similar 
fo the above-described procedure for reactor 
and the resulting slurry is subsequently con- 
veyed to separator 26 through line 35, valve 35, 
and line 25. 
The ratio of reactants employed is generally 1 
mol of caustic with 0.85 fo 1.0 mol of tertiary 
mercaptan and with 1.0 to 2.0 mols of carbon di- 
sulflde. Any unreacted carbon disulfide may be 
reclaimed in the solvent recovery unit and 
cycled to the reaction with the recovered solvent. 
The solvents employed in our process comprise 
organic liquids that are chemically inert with re- 
spect fo the reactants and have mutual solubility 
for the tertiary mercaptans and carbon disulfide 
employed but substantially none for the trithio- 
carbonate. Preferably, they should have af least 
a limited solubility for water. In the practice 
of our invention we bave preferred fo employ 
isopropyl ether as a solvent medium, although 
in some instances diethyl ether, aromatic 
drocarbons, or low boiling petroleum naphthas 
may be used by allowing a longer reaction rime, 
say about three to six hours. In some instances 
if may be convenient fo employ an excess of car- 
bon disulfide as the reaction medium, thus elimi- 
nating the use of an extraneous solvent. 
The general procedure of synthesis in accord- 
ance with the present invention comprises flrst 
forming a solution of the tertiary alkyl C to 
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mercaptan and carbon disulflde in the solvent, 
adding thereto a concentrated aqueous solution 
of the alkali metal hydroxide slowly with vigorous 
agitation, the rate of addition being such that a 
5 separate aqueous phase is prevented from form- 
ing to any substantial extent, and holding at a 
temperature of from 25 to 65 ° C., and preferably 
from 30 to 50 ° C., for a rime sufficient fo sub- 
stantially complete the reaction. The trithio- 
10 carbonate forms as a crystalline precipitate and 
is recovered from the reaction mixture in any 
suitable manner, for example by filtration or 
centrifugation after which if may be purified in 
any suitable manner as by recrystallization. 
15 The preferred method of operation employs a 
5 per cent solution of the tertiary mercaptan in 
diisopropyl ether fo which there is added a 
50-100 per cent molar excess of carbon disulfide. 
The solution is stirred vigorously under a reflux 
2 condenser while adding dropwise approximately 
one molar equivalent of sodium hydroxide as a 
50 per cent aqueous solution. The caustic reacts 
instantly with the mercaptan fo form a finely 
divided white precipitate of sodium mercaptide 
2 which then reacts more slowly with the carbon 
disulflde fo produce the yellow crystalline tri- 
thiocarbonate. The temperature is maintained 
at 35-45 ° C. during the caustic addition. The 
reaction mixture is stirred for 2 fo 3 hours after 
 all the caustic has been added. Upon comple- 
tion of the reaction, the product is recovered in 
a centrifugal fllter or other suitable separating 
means. The water introduced with the caustic 
and that produced in the reaction remains in the 
$ trithiocarbonate crystals as water of hydration. 
The reaction is substantially quantitative. 
Ail attempts fo employ a tertiary alkyl mer- 
captan having more than ten carbon atoms per 
molecule in thi process described herein bave 
4 been entirely unsuccessful, and accordingly use 
of such higher than Co mercaptans is without 
the scope of the present invention. 
The products of the present invention are 
water-soluble, yellow crystalline solids which 
4 retain two molecules of water of hydration even 
after very thorough drying. 
Sodium hydroxide is ,preferred as the alkali 
mital hydroxide on the grounds of cheapness 
and availability. However» hydroxides of any 
50 other alkali metal such as potassium and lithium 
may be used. 
In an alternative embodiment of out process, 
solvents such as acetone, diethyl ether, aromatic 
hydrocarbons such as benzene or toluene, and 
55 petroleum naphthas are employed, the reaction 
being carried out af a temperature of about 
25-65 ° C. with pressures sufficiently high that 
boiling of the carbon disulfide does hot occur, 
about 25 pounds per square inch gauge or above. 
60 When operating in this manner, cooling of the 
system is effected by coils or other suitable means. 
The quantity of solvent employed should be 
sufficient to provide a solution wherein the re- 
actants comprise about 10 fo 20 per cent of the 
65 total. When employing an excess of carbon 
disulfide in lieu if an extraneous solvent the 
amount employed above that required for the 
reaction will be in the same order. 
Example I 
70 
A mixture comprising 10 grains of 79 per cent 
.pure tertiary hexyl mercaptan, 7 grains of carbon 
disulfide, and 200 cc. oï diethyl ether was placed 
in a flask equipped with a reflux condenser and 
75 a mechanical stirrer. To this mixture was added 



2.7. grams of sed!u_m hyd0xide in a 51 çer- cent 
aque0us solui0n, the additiorr being. ade drel 
wise ith ecient stirrng. The mperatue0f 
the mixte mod ray until th¢ eter 
bofled. Crystalline rtiary hyl. trithi0Cbon- 
are separad as the reaction preçeeded fing 
a sluy, with the ether solvent. Afer addion 
of the catin disulflde was compl.ete the tem- 
erature was held at thç boiling point of ether 
for 30 nus, ater whch the mixture was 10 
flltered  provide 16 grams of crystalle rtiary 
hexyl tritiocarbçaç ihde hCh wa 5 
per cent. of thortOal. Te 
caan oder n deçog: 
-leae a dar.k orge-sçid 
A: vcten mixte wÇs prepared cempris$ng 
o çÇbo disu!fide, the exçe ¢arboa .diude 
be&g ad, ded to serve  a ¢Çcti0n dim for 
th çeaction. The ssste 
pressure to ma!ntai a tempertur¢ 
13 grains ' sÇum hydrpxde 
aqueo sÇ!te» wa ad¢d. 
ner; the reactants bein$ red.¢pntt!y ding 
the addition. The reaction mixture was main- 
tained at a temperate o 50  C. or a pe!od 
of rive h0urs fter ¢. the erYstallie tertiÇ 
buyl trihi0çarnÇt¢wes:rem9ved 
The yield of tertiary btyl trithiocarbonate di- 
hydra was 70 grains, which w 96 per cent of 
theoretical. The »roduet decomposed at 127 to 
129  C. to eave a ak qgnç reidu. 
Exampe fll : 
of cvystalie tç%tÇ PCYl tipçbon_at i, 
the poduçt was .$-116" C, ,t5 
Equmolar quntities of ertiaçy uty} 
captan and carbon disulfld¢ were mixed w$th 
diethyl ether m a manner such tat the mixed 
reactants mÇde up abgut' 15 r cent. Çf the-total. 50 
This mmture was charged i. a stir_ed rea¢tor 
such as shown in the a¢eopnying flow sheet, 
into which a 50 pe cent aqus s0!ution 
added at a rate umcient that the hCt of 
resul.ting rea¢&on mainiine, an ëenebuïiiton 
of the ether solvent. The addItien of sodium 
hydroxide was halted when the calculated 
amount had been added an the reaction mix- 
ture was maintamed at the mperature o boil= 
ing ether or an additional 30 nutes. The 
contents were then scharged to a filter where 
crystalline tertiary butyl trithioearbonate as 
separated and the solvent retumed' the roee. 
Examplç V 65 
A reaction mixture eonsRing..eI 18 grains of 
tertiay butyl mercaptan an 28 grms o cabon 
disde (85 per cent excess above thak required 
 react with the mercaptan) as chaged fo 
a flask gether with 200. gams of dfisepropyl 
ether. To this mixture 8 gra of sodium 
hydroxide (in 50 per cent aqueo olution). was 
added dropwise with stirring d a reaction rem. perature of pproximately 38  C. as muined. 
he reacfie was comtete af ¢ hours addi- 
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tional .s.tirring 
pure sQdium tertLary buSyl trithio¢rbe.a.te 
selrated by filtration. 
5 SOdi_rn content;. 
Calculated for. CHSCS2Na.2HO.=-10.26 
Found- t0.1 
Examle VI 
The experiment of Example V was repead 
employing 18 grains of tertia butyl mercaptan, 
30 grains of carbo disude (97.4 per cent 
excess) ,. 8 grams of sodi hyoxide i 50 pr 
cent. solution and 200 grains of dfis0propy) ether. 
TS n wascarried-out at a mpeature. er 
50 C. and he reacio was round t0 e complexe 
i 1,Ç hous afer causc addition. The product 
was a yell0w crystalline solid which conained 
10.3 per cen$ sodium. -(The sodium conn 
detçrmned by decomposing he roduc wih 
suluric acid, iging, and Weighing he residual 
Çodium SuNae). 
Example Vil 
An exeriment similar to that of Experiment V 
was caied out in which 23.6 grams oI tertiary 
hexy.l mercaptan, 30 grams oï carbon disflde, 
8.4 grams oI sodium hydroxide (in 50 per cent 
solution) and 200 grams oï diisopropyl ether 
were employed. After the caustic had been 
added, dropwise the reaction mixture was sirred 
or an additional 1.5 hors while aintaining 
temperature o 45-50  C. The product, a yeliow 
crystalllne powder, was recovered by filtration 
and ad a sodium content of 10.1 per cent. Thê 
diisopropyl ether solvent was recovered and- round 
t0 centain 7.0 weight per cent carbon disulfide.. 
Eample V!H 
A run similar fo that of Example V was carried 
out i which 18 grams oI tertiary butyl mer- 
captan, 16 grains o carbon disulfide, 8.2 grains 
of sodium droxide (50 per cent solution) and 
300 milliliters of normal heptane were emplyed. 
During the gradual addition o the caustic with 
stirring, the temperature increased from room 
temerature fo between 32 and 38  C. Stirring 
was continued for one hour Iollowing the caustic 
addition. The product was a yellow crystalline 
solid, which, on analysis, was ound fo contain 14 
per cent sodium. 
Example 
This reaction was the sme as Example II 
55 except that 300 milliliters 0I dibutyl ether were 
employed as the solvent. The reaction mixture 
was stied Ior one hour airer the caustic addition 
and a yellow crystalline product was separated. 
The sodium content oI the dried sali was ound 
60 to be 11.95 per cent. 
Example X 
An experiment was carried out in which 18 
g:rs 0 tertia butyl ercaptan, 30 grains 
c'b0 Stfide, 8.2 grains of sodi hydroxide 
(in 5 per cent solution) and 300 milliliters of 
lçe were emPloyed. The reaction mixte 
was. tirred Ior 3 hours after the addition o the 
causti¢ while the temperature was maintained 
70 t about 45  C. Th e product which wÇ re- 
coyed 
sodium çontet oI 13.6 per cent. 
51t.ough the examples are drawn specifically 
¢¢ Outyl, hexyl and octyl mecaptans other 
75 teçtiary al mrcaptansof 
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atoms, such as amyl, heptyl, nonyl and decyl mer- 
captans, may be employed for the preparation of 
the corresponding tertiary alkyl trithiocarbo- 
nates. Likewise, various changes may be made 
In the process without departing from the spirit 5 
of the invention and if is intended that the claims 
cover all inherent modifications of the invention. 
We claire: 
1. The method of maldng a tertiary alkyl tri- 
thiocarbonate having the formula 10 
S 
where  is a tertiary alkyl group hav{ng hot 
more than 10 carbon atoms and 1I is an alkali 15 
metal, which comprises forming a solution of a 
tertiary alkyl mercaptan having hot more than 
10 carbon atoms per molecule and carbon disul- 
ride in low boiling dialkyl ether, adding thereto 
slowly and with vigorous agitation a concert- 20 
trated aqueous solution of an alkali metal hy- 
droxide, maintaining the resulting reaction mix- 
ture at a temperature oï ïrom 25-65 ° C. until 
substantial completion of the reaction with for- 
mation of a precipi.tate of said tertiary alkyl tri- 25 
thiocarbonate, and recovering said tertiary alkyl 
trithiocarbonate ïrom the resulting reaction mix- 
ture. 
2. The method of claim 1 wherein said solvent 
has a boiling point of at least 25 ° C. but less than 3O 
65 ° C. and wherein the reaction mixture is main- 
tained under conditions such that said solvent is 
refiuxed. 
3. The method of claim 1 wherein said solvent 
is diisopropyl ether. ,35 
4. The method of claire 1 in.which-said solvent 
is diethyl ether. 
5. The method of making a tertiary alkyl tri- 
thiocarbonate having the general formula 
S 40 
vhere 1 is a tertiary alkyl group having not more 
than 10 carbon atoms and lI is an alkali metal, 
which comprises forming a solution oï a tertiary 5 
alkyl mercaptan having not more than 10 carbon 
aoms per molecule and carbon disulfide in a low 
boiling dialkyl ether, adding therete slowly and 
with vigorous agitation a solution of an alkali 
metal hydroxide of at least 40% concentration, 5O 
maintaining the resulting reaction mixture-at a 
temperature in the range of 25 to 65 ° C. for a 
period of rime in the range of 90 minutes to 6 
hours and until completion of the reaction with 
formation of a precipitate of said ertiary alkyl 55 
trithiocarbonate, and recovering said teïtiary 
alkyl trithiocarbonate from the resulting reaction 
mixture. 
6. The method oï making a tertiary alkyl tri- 
thiocarbonate having the general ïormula 60 
where Ris a tertiary alkyl group having not more 
than 10 carbon atoms and lI is an alkali metal,  
which comprises forming a solution of a tertiary 
alkyl mercaptan having hot more than 10 carbon 
atems per molecule and Carbon disulfide in an 
organic solvent boiling in the range of 25 to 65 ° C. 
consisting of dialkyl ether, adding thereto slowly 70 
and with vigorous agitation a solution of an alkali 
metal hydroxide of at least 50 per cent concentra- 
tion, maintaining the resulting reaction mixture 
ata temperature in the range of 25 to 65 ° C. for a 
period of rime in the range of 90 minutes to 6 75 

hours and until completion of the reaction with 
the formation ofa precipitate of said tertiary 
alkyl trithiocarbonate, and recovering said terti- 
ary alkyl trithiocarbonate, and recovering said 
tertiary alkyl trithiocarbonate from the resulting. 
reaction mixture. 
7. The method of making a tertiary alkyl tri- 
thiocarbonate having the general formula 
S 
vhere Ris a tertiary alkyl group having not more 
than 10 carbon atoms and Mis an alkali metal, 
which comprises forming a solution of tertiary 
alkyl mercaptan having hot more than 10 carbon 
atoms per molecule in a 10w boiling dialkyl ether, 
introducing to said solution an excess of carbon 
disulfide based on the dissolved tertiary mercap- 
tan, adding thereto slowly and with vigorous 
agitation a solution of an alkali metal hydroxide 
of at least 50 per cent concentration, maintaining 
the resulting reaction mixture ata temperature 
in the range of 30 fo 50 ° C. for a period of timein 
the range of 90 minutes fo 6 hours and until com- 
Pleton óf the reaction with formation of a pre- 
cipitate of' said tertiary alkyl trithiocarbonate, 
and separting, knd recovering said tertiary alkyl 
trithiocarbonate ïrom the resulting reaction mix- 
tures. 
8. The method Of making a tertiary a!kyl tri- 
thiocarbonate hareng the general formula 
S 
vhere Ris a tertiary alkyl group having not more 
than 10 carbon atoms and Mis an alkali metal, 
which comprises ïorming a 5 volume per cent 
solution of a tertiary alkyl mercaptan having hot 
more than 10, carbon atoms per molecule in low- 
boiling dialkyl ether, introducing to said solution 
a 50 t0 100 per cent molar excess of carbon 
sulfide based on said mercaptan, adding thereto 
slowly and with vigorous agitation a molar equiv- 
alent based on said mercaptan of an alkali metal 
hydroxide in an aqueous solution oï at least 50 
per cent concentration, maintaining the resulting 
reaction mixture ata temperature in the range 
oï 35 to 45 ° C. and under conditions such that 
said solvent is refiuxed for a period of rime in the 
range of 2 o 3 hours and until completion of the 
reaction with formation of a precipitate of said 
tertiary alkyl trithiocarbonate, and separating 
and recoverig said tertiary alkyl trithiÇcarbon- 
are ïrom the resulting reaction mixture. 
9. The method of making a tertiary alkyl tri- 
thiocarbonate having the general formula 
S 
where 1 is a tertiary alkyl group having not more 
than 10 carbon atoms and Mis an alkali metal, 
which comprises forming a 5 volume per cent 
solution of tertiary butyl mercaptan in diisopro- 
pyl ether, introducing to said solution a 50 to 100 
per cent molar excess of carbon disulfide based 
on said mercaptan, adding thereto slowly and 
with vigorous agitation a molar equivalent oi an 
alkali metal hydroxide in an aqueous solution of 
at least 50 per cent concentration based on said 
mercaptan, .maintaining the resulting reaction 
mixture ata temperature in the range of 35 to 
45 ° C. for a period of rime in the range of 2 to 3 
hours and until completion of the reaction with 
formation of a precipitate of said tertiary butyl 
trithiocarbonate, and separating and recovering 
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9 
said terary butyl trithiocarbonate from the re- 
sulng reaction mixture. 
10. The method of making a teriary alkyl tric 
thiocarbonate having the general formula 
R--S----S--M 
where Ris a tertiary alkyl group havingnot more 
than 10 carbon atoms and Mis an alkali metal, 
which comprises forming a solution of a tertiary 
alkyl mercaptan of hot more than 10 carbon 
atoms per molecule and carbon disulfide in a low- 
boiling dialkyl ether, adding thereto slowly and 
with vigorous agitation a solution of an alkali 
metal hydroxide of at least 40 per cent concen- 
tration and thereby forming the corresponding 
alkali metal mercaptide, maintaining the result- 
ing reaction mixture ata temperature in the 
range of 25 to 65 ° C. and vigorously agitated until 
said carbon disulflde has reacted with said alkall 
metal mercaptide to forma precipitate of the 
corresponding tertiary alkyl trithiocarbonate, and 
separating and recovering said tertiary alkYl tri- 
thiocarbonate from the resulting reaction mix- 
ture. 
WILL_ W. CROUCH. 
TED 1. CIOSNOE. 
ROBEIT T. WE. 
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